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1y NMR Spectrum of Compound 10 (CDC13)

Figure S1.
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lH NMR spectrum of 11 [ (CD,),SO]

Figure S3.
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13C NMR spectrum of compound 11 [ (CDs),S0O]

Figure S4.
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'H NMR spectrum of compound 12

Figure S5.

9¢6”
vv6"
796"

0.9~
/89"
€6.L°
018"
1418
ST4
1248

6T.L"
veL”
610"
vEO0”

M

il

S6

ppm

443"

~ 198

ThN~————

= 00¥
—~99°¢

— a1
=281

v
=181
I rvora

o 99T

10


jcarrick
Stamp


(CDC13)

13C NMR spectrum of compound 12

Figure S6.
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IH NMR spectrum of compound 13 (CDCL))

Figure S7.
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“C NMR spectrum of compound 13

Figure S8.
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1H NMR spectrum of compound 14

Figure S9.
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13C NMR spectrum of compound 14

Figure S10.
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(CDC1l3)

H NMR spectrum of compound 15
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Figure 11.
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13C NMR spectrum of compound 15

Figure S12.
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Figure $13.

Sample: GDW-B-243-1 Rf 200 Monday 18 Mar ch 2019 03:05PM
4x Column: 4 Peak Tube Volume: 15 ml

RediSep Column: Silica 4g Non-Peak Tube Volume: 15 ml

Flow Rate: 18 ml/min L oading Type: Solid

Equilibration Volume: 33.6 mi Wavelength 1 (red): 254nm

Initial Waste: 0.0 ml Peak Width: 30 sec

Air Purge: 0.5min Threshold: 0.20 AU

Solvent: Al hexane Wavelength 2 (purple): 280nm

Solvent: B1 ethyl acetate

Run Notes: 6,6'-bis-[5,6-bis(4-
methylphenyl)-[1,2,4]triazin-3-
yl]-2,2'-bipyridine (10)
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Figure $14.
Sample: GDW-C-51-1

RediSep Column: Silica 4g
Flow Rate: 18 ml/min
Equilibration Volume: 33.6 mi
Initial Waste: 0.0 ml

Air Purge: 0.5min

Solvent: Al hexane

Solvent: B1 ethyl acetate

Run Notes. 6,6'-bis-[5,6-bis(4-
fluoro)-[1,2,4]triazin-3-yl]-2,2'-

Rf 200

Peak Tube Volume: Max.
Non-Peak Tube Volume: Max.
L oading Type: Solid
Wavelength 1 (red): 254nm
Peak Width: 30 sec
Threshold: 0.20 AU
Wavelength 2 (purple): 280nm

Tuesday 04 June 2019 10:46AM
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Figure S$15.
Sample: GDW-C-129-1

RediSep Column: Silica 4g
Flow Rate: 18 ml/min
Equilibration Volume: 33.6 mi
Initial Waste: 0.0 ml

Air Purge: 0.5min

Solvent: A2 dichloromethane
Solvent: B1 ethyl acetate

Run Notes. 6,6'-bis-[5,6-bis(4-
methoxy)-[1,2,4]triazin-3-
yl]-2,2'-bipyridine (12)

Rf 200

Peak Tube Volume: Max.
Non-Peak Tube Volume: Max.
L oading Type: Solid
Wavelength 1 (red): 254nm
Peak Width: 30 sec
Threshold: 0.20 AU
Wavelength 2 (purple): 280nm

Monday 15 July 2019 04:57PM
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Figure $16.

Sample: GDW-C-229-1 Rf 200 Friday 30 August 2019 03:39PM
RediSep Column: Silica 4g Peak Tube Volume: Max.

Flow Rate: 18 ml/min Non-Peak Tube Volume: Max.

Equilibration Volume: 33.6 mi L oading Type: Solid

Initial Waste: 0.0 ml Wavelength 1 (red): 254nm

Air Purge: 0.5min Peak Width: 30 sec

Solvent: A2 dichloromethane Threshold: 0.20 AU

Solvent: B1 ethyl acetate Wavelength 2 (purple): 280nm

Run Notes. 6,6'-bis-[5,6-bis(4-
butylphenyl)-[1,2,4]triazin-3-
yl]-2,2'-bipyridine (13)
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Figure $17.

Sample: GDW-C-139-1 Rf 200 Thursday 18 July 2019 04:29PM
RediSep Column: Silica 4g Peak Tube Volume: Max.

Flow Rate: 18 ml/min Non-Peak Tube Volume: Max.

Equilibration Volume: 33.6 mi L oading Type: Solid

Initial Waste: 0.0 ml Wavelength 1 (red): 254nm

Air Purge: 0.5min Peak Width: 30 sec

Solvent: A2 dichloromethane Threshold: 0.20 AU

Solvent: B1 ethyl acetate Wavelength 2 (purple): 280nm

Run Notes. 6,6'-bis-[5,6-bis(4-
(3-methylbutyl)phenyl)-
[1,2,4]triazin-3-yl]-2,2'-

bipyridine (14)
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Figure $18.

Sample: GDW-B-197-1 Rf 200 Thursday 31 January 2019 01:53PM
4x Column: 3 Peak Tube Volume: Max. All Wavelength (orange): 200-300nm
RediSep Column: Silica 4g Non-Peak Tube Volume: Max. Peak Width: 30 sec

Flow Rate: 18 ml/min L oading Type: Solid Threshold: 0.20 AU

Equilibration Volume: 33.6 mi Wavelength 1 (red): 254nm o~

Initial Waste: 0.0 ml Peak Width: 30 sec

Air Purge: 0.5min Threshold: 0.20 AU

Solvent: Al hexane Wavelength 2 (purple): 280nm

Solvent: B1 ethyl acetate

Run Notes: 6,6'-bis-[5,6-bis(3-methoxy)-[1,2,4]triazin-3-yl]-2,2"-bipyridine (15)

24 7 o 11 13 15 17 119 21 123 25 1 27 129 131 | 33 | 35 |
100f—+3 »?»1‘°>1\2>1\4>1\‘3»1\8»2\0»2\2»2\4»2‘\6»28*303234@4100
| T [ I L
o7s| | T T
| B L U
| R L
0.50 50
| L L O L A L
| I
L A |
025] | N N | 10
| 1 T N S v |
0.00 —. s S S S ES S S e s s R K M e
| | | L | 1] | |
0.0 . 10.0 150 20.0 ‘
Absorbance Run Length 24.0 Min Percent B
Rack A Peak # Start Tube End Tube
@D @ @ @ © 1 A:3 A:3
® @ : e o
0O @ 8@ @ &
® @
O @ 8 @ &
® @
@D @ B @ ®
@ @) Duration %B Solvent A Solvent B
® @8 8 & 50 | 00 | Alheare | BIamaeite
@ ®@ @ o 5.0 75.0 Al hexane B1 ethyl acetate
. . h hyl
® @ 8 @ & 60 |1000| Alheane | BIan acetaie
) ® @ 4.0 100.0 Al hexane B1 ethyl acetate
® @ @ @ B o | 55| Atheane | Bamiaeae
® @ ®
® 0 @ ® @

=

6 mm x 100 mm Tubes
Page 1 of 1 $19


jcarrick
Stamp


	2019_BTBP_Manuscript_Carrick_J_TOC_NMR
	2019 Ullman Type Coupling TOC V4 102519
	10 1H NMR
	10 13C NMR
	11 1H NMR
	11 13C NMR
	12 1H NMR
	12 13C NMR
	13 1H NMR
	13 13C NMR
	14 1H NMR
	14 13C NMR
	15 1H NMR
	15 13C NMR

	2019 BTBP Project Chromatograms Merged V2 102519
	10 T2E2 GDW-B-243-1
	11 T2E3 GDW-C-51-1
	12 T2E4 GDW-C-129-1
	13 T2E7 GDW-C-229-1
	14 T2E11 GDW-C-139-1
	15 T2E5 GDW-B-197-1




